elution program was as follows: isocratic with 2% B (1 min), 2 -30% B (1 -10 min), isocratic with 30% B (10 -12 min), 30 -75% B (12 -25 min), 75-90% B (25 -30 min) , and isocratic with 90% B (30 -35 min).
The mass spectrometer was a linear ion trap-Orbitrap (LTQ-Orbitrap Velos) from Thermo Fisher Scientific (San Jose, CA, USA) equipped with an electrospray ionization (ESI) source.
The specific conditions were adapted from a previous method reported by Vallverdu-Queraltet al. 1 (2015) . Instrument control and data acquisition were performed with Xcalibur 3.0.
software (Thermo Fisher Scientific). An external calibration for mass accuracy was carried out the day before the analysis according to the manufacturer's guidelines.
Untargeted LTQ-Orbitrap-HRMS analysis generates a wide range of data that requires pretreatment prior to the application of statistical tools. Raw data was treated with R software to reduce the dimensionality of the data and to compress large datasets into more discernable ones. Molecular formulas were calculated using the Xcalibur 3.0. software. The following chemical constraints were applied: composition was restricted to C, H, and O with double bond equivalents (DBE) between 7 and 85; O/C ratio ≤ 1; 2.0 > H/C ratio > 0.5. 23 The peak 
